Convenient synthesis of pi-acceptor chiral stationary phases for high-performance liquid chromatography from halogen-substituted 3,5-dinitrobenzoylamides.
A convenient method for the "in column" synthesis of chiral stationary phases for high-performance liquid chromatography was elaborated. It involves preparation of chiral amides of 2-bromo- or 4-chloro-substituted 3,5-dinitrobenzoic acids followed by nucleophilic substitution of the halogen in the aromatic moiety with 3-aminopropyl groups of silanized silica gel at ambient temperature. A series of pi-donor compounds, such as amides and alkyl aryl carbinols, were chromatographed on the prepared chiral stationary phases. The results were compared with data reported for chiral separations of the same substrates on similar (R)-N-(3,5-dinitrobenzoyl)-alpha-phenylglycine-derived CSP. An example of indirect enantioseparation of racemic alpha-phenylethylamine was also described using (R)-2-(2-bromo-3,5-dinitrobenzoylamino)-2-phenylethanol as a chiral derivatizing reagent.